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SUBJECT: Glyphosate Trimesium in or on Corn, Soybeans, Citrus
Fruit, Stone Fruit and the Nut Crop Group (except
Almonds). (MRID#s: 432736-04 and -05. Barcode
D216509. Chemical No 128501. CBTS# 15715.)

FROM: Douglas Swineford, Chemistéagr
. Analytical Cheni y Section

THRU: Harvey K. diey,—gead
Analytical Chemistry Section

THRU: Donald A. Marlcw, Chief
Analytical Chemistry Branch
Biological and Economic Analysis Division (7503W)

TO: F. D. Griffith, Acting Section Head
Tolerance Petition Section IIT
Chemistry Branch I, Tolerance Support
Health Effects Division (7509C)

Introduction

The Analytical Chemistry Laboratory (ACL) validated the
method: "Determination of Residues of the Trimethylsulfonium
Cation in Agricultural Crops by Gas Chromatography" (Study Number
GLYP-93-AM-04/Document Number RR93-105B). The matrices validated
were pecans, corn grain, corn fodder, soybean seed and oranges.

Method Summary

The samples were extracted with an agueous phosphate buffer
and filtered. The extract is treated with basic anion-exchange
resin to neutralize acids followed by phenylisocyanate and barium
hydroxide to remove amino acids. The samples were cleaned up
with cation-exchange resin and dealkylated prior to quantitation
by gas chromatography (GC) using a flame photometric detector
(FPD)} .

Recycled/Recyciable « Printed with Vegetable Oll Based Inks on 100% Recycded Paper (40% Postconsumer)



Comments
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1.

Two experienced chemists can process a set of six
samples in 12 hours, excluding the optional thermal
cleanup (sec. 3.5) that may be necessary for some
matrices. GC analysis time is approximately 5 minutes
per injection.

The limit of detection from visual inspection of the
chromatograms is estimated to be 0.01 ppm for the
matrices tested.

No special safety hazards were noticed. Normal
laboratory safety procedures were followed.

Standards were obtained from the registrant (Zeneca Ag

Products, Richmond, CA 94840~0023). The EPA standards

repository in RTP, North Carolina indicated they have a
small amount of the standard available.

ACL has received various analytical methods this year
for the validation of the trimethylsulfonium cation
from Zeneca Ag Products for multiple raw agricultural
commodities. Has the registrant considered the
feasibility of combining the various approaches into a
single method?

If the above comments are taken into consideration

and incorporated with additional comments noted in the
laboratory pre-review, the method would meet 40 CFR 158
and EPA’s requirements as published in the Pesticide
Assessment Guidelines, Subdivision "O" for Residue
Chemistry, Part 171-4(b) as an enforcement method.

Recovery data, example chromatograms, pre-review
checklist and pre-review comments are attached.
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VYALIDATION REPORT TRIMETHYLSULFONIUM CATION {TMS)

Chemical PPM PPM
commodity Added Added Found %Recovery
Corn Grain Control 0 N.D.=* —
Control o N.D.* -
T™™S 0.05 0.0463 92.6
- TMS 0.05 0.0465 93.0
TMS 0.10 0.0854 - 85.4
T™S 0.10 0.0820 82.0
*# N.D. = < 0.01 ppm
Chemical PPM PPM
Commodity Added Added Found %$Recovery
Corn Fodder Control 0 N.D.#* ———
Control 0 N.D.* —
T™™S 0.10 0.1030 103
T™™S 0.10 0.1021 102
TMS 1.0 1.011¢9 101
T™MS 1.0 0.8960 89.6
TMS 2.0 1.9367 96.8
TMS 2.0 1.8282 21.4

N.D.* = < 0.01 ppm
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VALIDATION REPORT TRIMETHYLSULFONIUM CATION (TMS8) (continued)

Chemical PPM PPM : :
commodity Added Added Found %Recovery
Soybean Seed Control 0 ‘ N.D.* -
Control 0 N.D.* -
™S 0,05 0.0426 - 85.2
™S 0.05 0.0478 5.6 -
TMS 0.50 0.4017 80.3
™S 0.50 0.4447 88.9
™S 1.0 0.9494 84.9
TMS 1.0 0.9743 97.4
* N.D. = < 0.01 ppm
: Chemical PPM PPM
Commodity Added Added Found %Recovery
Oranges Control 0 E N.D.* —_—
' Control 4] , N.D.* : —
TMS 0.05 0.0450 ) 80.0
TMS 0.05 0.0437 87.4
TMS 0.50 0.5290 106
TMS ] 0.50 0.5050 101
TMS 1.0 1.1752 118
TMS 1.0 1.1115 111

* N.D. = < 0.01 ppm
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VALIDATION REPORT TRIMETHYLSULFONIUM CATION (TMS) (continued)

Commodity

Pecans

* N.D.

= < 0.01 ppm

Chenical
Added

Control
Control

TMS
TMS

TMS

T™S.

. PPM

Added

PPM
Found

N.D.=*
N.D.*

0.0510
0.0544

0.1070
0.1026

%Recovery

102
109

107
103
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Modifications to method:

None.

Special precautions to be taken:

Handle all chemicals in a safe manner.

Source of analytical standard:

Zeneca Ag Products, Richmond, ca 94804-0023.

If derivatized standard, give source:

N/A

Instrument for quantitation:

GC/FPD

Instrument for confirmation:
N/A

If instrument parameters differ form those given in method, llSt
parameters used: ‘

N/A

Commercial sources of any special chemicals of apparatus:

N/A

Additional comments:

See report.

Chromatograms:

Copies attached.



- - clearly state that the analyst must use either a linear regressxon based on the square root of 5
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TMYV Pre-Review of Glyphosate- Trimesium
Reviewed By: Dallas Wright, Jr. Jpw
Date' June 15, 1995
Laboratory Assrgnment Number: B95-34,36,37,38,39

Analyte Tnmethylsulfomum Cation

Corn Fodder
Commodmes Pecans Com gram, Wy, Soybean Seed, and Oranges ‘

B Petxtxoner. Zeneca Ag_Products

| Method: “Determination of -Residues.of the "Trimeth‘ylsulfonilim Cation in Agricultural
_Crops by Gas Chromatography;” Dec. 30, 1993; RR 93-105B

Section 3: Analytical Procedure o

3.2.2: In the note for this step there are suggestions for filtering the extract;
however, there is no ﬁItration step in the extraction for oin-crops

&3 3.5 Isit necessary to continue the evacuation of the ﬂask for 1-2 mmutes as in ij
step 3.3. 4’? Should the filter cake be removed before the second filtration? ( sl 5C5 1 s
i j’v . \{’[z_fﬂw’ i w-f“f‘ C“M‘T’ﬂ :
_ 3 5 Thermal Cleanup Normally ACL safety regulatxons do not allow overmght : .
heating or extractions. . However, this step should be mcluded in the vahdatton Isit
posszble to reduce the time to 8or9 hours7 y o ,

3.6 Dealkylatlon 1) Smce thé toluene i is added before the sample is heated, it is
possible that the volume will change due to leaking during the heating. Since there is only
0.5 to 1 ml of toluene to start with, a small loss during heatmg could result ina Iarge
percentage change to the final volume used for calculatxons : U
- Secnon 5 Calculatxons The 1nstmct10ns are mxsleadmg and seem to mdxcate that it

would be appropnate to use the average response factor when using-an FPD. The
‘" average response factor method for caiculatmg cannot be used when the samples are
quantitated on an FPD in sulfur mode since the response is not linear.” The method should

the response or closely match standard and sample responses

Sectlon 8.4 Lower Limit of Quantltatxon 1) The LOQ for thxs method is 0. 05
ppm for food crops and 0 1 ppm for feed items. : .
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Section 9 Conclusions: The method has not been tested for samples less than the
LOQ and greater than 10 times the LOQ. Some of the requested spiking levels are greater
than 10 times the LOQ. The following table summarizes the data for each commodity

requested, the LOQ, and the requested spiking levels:

Data Provided

Commodity LOQ 10x LOQ Requested
4 (PPM) (PPM) (PPM) Levels (PPM)
Pecans 0.05° 0.5 0.05;0.1 0.05;0.10

- Corn Grain 0.05 0.5 0.05; 0.5 0.05;0.10
Corn Fodder - 0.1 1.0- 0.1; 1.0 0.1;1.0; 2.0
Soybean Seed 0.1 1.0 . 0.05; 0.1 0.05;0.5; 1.0
~ Oranges 0.05 0.5 0.05; 0.09;0.23 } 0.05;0.5; 1.0

Recovery Data: Not all recovery data was within the range of 70-120%. The
- following list summarizes the data: Pecans: 62-112%; Corn grain: 81-118%; Com
.. Fodder: 85-115%; Soybean seed: 74-110%; Oranges: 104-125%

_ ILV Data: The Independent Laboratory Validation was run by Morse .
Laboratories, Inc. on com grain (0.05 and 0.5 ppm), forage (0.1, and 1.0 ppm), and

. fodder (0.1, and 1.0 ppm)

* samples run.

. Acceptable recoveries were obtained on the first set of
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ANALYTICAL-CHEMISTRY BRANCH. »
SCREEN FOR RESIDUE METHODS FOR TMV

1. LABORATORY ASSTGNMENT NUMBER: (39 T-34. 53¢ 37‘

2. pp#:9F0339¢ _,oFozez% SHFo W

__{.4—_—:/

3. TECHNICAL REVIEWER: Dalles A/ru,ln’

4. DATE:» -\Tuhe, /9’, /793’_

5. ANALYTES/LEVEL: See Ffoviow

6. COMMODITIES: ‘Péc:m5l Corn G‘Pq;n Corm Fodder, SQVL“.,, Sesd ,Oravges

7. METHOD: M {MJ;&’TM«MMW&LMM Ooresesllcd

The Analytlcal Chemlstry Section has been asked to screen
the residue chemistry methods submitted by the. reglstrant in
- order to determine if they contain the essential requirements
identified in the Residue Chemistry Guidelines. Full scientific
-review and laboratory evaluation_of those methods will take place
after the initial screen. The following items need .to be
resolved before the analytlcal method can be evaluated.

4

_ _ _ YES NO
1. Does the method use exotlc equlpment and/or B \\\\\4
: supplles that are not commerc1a11y avallable ' _ -
1n the u. S.?
L2 ‘Does the method requlre any new. equlpment \\\\\4
before the laboratory work oeglns° R

'3.':Are chromatograms 1ncluded° .'.'“

- a; Is (are) peak(s) of 1nterest suff101ently \\\\\4
~f]'resolved from other peaks7ief;u -

- o

b;_Has reglstrant 1ncluded chromatograms of , '
. .analyses at:'or below tolerance on all crop o
. . types for which: tolerance is . requested ' \§Q§8-
— ..by HED”_Sce I?emew o

" ¢. Do. the control ‘Samples, have reasonably R e*\\ggf SRR T
" . low levels of, the ‘analyte in- relatlon ' = : I
'nto the proposed tolerance° .

"specific to measure and identlfy the
residues at levels specified by HED in

.;ﬂd} Is the method sufflclently sens1t1ve and \i;\;;,'
the TMV request-: - B ) : I | . -
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4. Has recovery data been provided to ACL
for the residues that are spec1f1ed 1n
the TMV request? See evy e

5. Are recovery values between 70% and 120%
at all levels and for, all commodity types?
Swe Raview
6. Are all procedures clearly written with no
* - ambiguities so that the method can be run
without communlcatlon w1th the regzstrant’
‘ See Review
'7.. Does the method requlre correctlon for a , :
- sample of the untreated commodities or a blank?

'8. Does the method require the use of an internal
‘ .or procediral standard to compensate for lost
analyte during analy51s7 :

<

9. Are 2nd laboratory valldatlon data prOV1ded _ \\gﬁ

'with the method’

lb;lAre there any def1c1enc1es other than those
*. covered above that would prevent ACS from
conductlng a method trlal°

11, Is thls method sultable for valldatlon test1ng7 \\\k

/ 1{ / ’/ N

: Any def1c1encies/problems noted for any above items should
. be-addressed in the' full 501ent1f1c rev1ew of this method to be

-‘attached as an addendum. :

i e

Si&haﬁure» S ' 'Date

B fﬂ The | following - is to be completed by the analyst
»jperformlng the TMV :;_

o 12 Can a set of 6 samples be run w1th1n 24 hours’

"13. a. Are- standards avallable at RTP repos1tory° e

b.-Are derivatlzed analytlcal reference __f=ﬁﬂf'“*

standards ava11ab1e7:ﬁ

t ’
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B95-34-35

Linearity of TMS
GLC/FPD
9/11/95

ug/mL_TPK. HT.

T] PR HTZ JAVE PR HT. | Sai Avg PR FT |

Sqrt CALC. PK_ AT ]

0.1250

0.2500
0.5000
1.0000
0.0200(
1.2000

18082.0

29935.0
128467.0
1223028.0

173140 17698.0]  133.0338

29323.0 29629.0 172.1308
146861.0 137664.0 371.0310
1223179.0 1223103.5( 1105.9401

-69.6693
. 1285.0712

Regression Output: -

Constant

Std Err of Y Est

R Squared

No. of Observations
Degrees of Freedom

X Coefficient(s)
Std Err of Coef.

-92.6310203
104.8272386
0.964211424
4
2

 1148.08523
156.4030464

Linearity of TMS

GLC/FPD 911 1/95

1400

- 8qrt Average Peak MHelight
[0 ]
o
(]

02 04 08 08 1 12

~ Concentration (ug/mL) .

| ® Actual Data Points & Calculated Line |
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T +3-34,35,36,37,38,39

Linearity of TMS
GLC -FPD
" 715195

0.125 18082.0] 17314.0] 176980
0.250 29935.0 29323.0 208628.0
0.500 128467.0| 146861.0 137664.0
1.000 1223028.0| 1223179.0] 1223103.5
0.020 -288817.68
1.200 1396291.48

"Regression Outpul:

onsian "~ -317376.847526)
Std Errof Y Est 228393.556228
R Squared 0.89776271334
No. of Observations 4
Degrees of Freedom 2
Std Err of Coef. 0.089136462
X Coefficient(s) 1428058.609
Sid Err of Coef. 340764.943

LINEARITY OF TMS
GLC/FPD 7/5/95
1500000

£ 1000000 =]
500000

0
-500000

Peak He

0 02 04 06 08 1 1.2
Concentration (Ug/MI)

= Actual Data Points - Calculated Line
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N
iy

RUN B 545 RUG &5, 1995 13:32:1
5TART

IF

CIF
IF

TIMETRBLE STOF

RUNH 545 AUG 5, 1995 13:132:16
SAMPLE HAME: DMSS STO - SAMPLEHY 1
8.25 UBML

BYS/34 THRY 39 (SOYBEAN SEEDD> 2UL INJ

HEIGHT X
RT HEIGHT TYPE WIDTH HEIGHT %

TS 1183 49248 BU  .@l5 100 .0906Q

TOTAL HEIGHT= 4924p
MUL FRCTOR=1.80808E+04

RUN PARAMETERS
ZERO 28
ATT 2* 4

CHT SP 1.9
AR REJ 6Rae
THRSH 3

PE LD R.

g I % n

b

8z

"

RUH # G548 AUG &, 1995 13:35:5¢
START :

IF
IF
Iﬁ.ZlS i

A

TIMETRBLE STOF

RUNE 546 AUG 5, 1995 13:35:56
SAMPLE NAME: CONTROL #1 SAMPLE # 2
FIMAL UOL 1ML/S56 ALIQUOT

BOS/34 THRU 39 (SOYEEAN SEED> ZUL INJ

NO RUM FEAKS STORED

RUN FARAMETERS
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HENR el A k) LTy

i, 1 [RRuN)

RUM PRARAMETERS

ZERO = 2@
ATT 27 = 4
EHT SP = 1.@
AR REJ = 6820
THRSH = 3
PK WD = B.B2
RUN # E46 AUG 5, 1995 13:35:56
START
IF
IF e
f 215
TIMETRBLE STOF
RUHE 546 AUG 5, 1995 13:35:5¢
SAMPLE NRAME: CONTROL #1 SAMPLE# 2

FINAL UOL IML/SG ALIOUOT

B3E5/34 THRU 39 {SOYEEAN SEEDY ZUL INJ

NO RUM PEAKS STORED

RUN PRRAMETERS

ZERO = z@
ATT 2~ = 4
CHT SP = 1.@m
AR REJ = 60GG
THRSH = 3
PK WD = 8.82
i

RUN # 547 AUG 5, 1995  13:39:3¢
START ‘

IF

iF

jp1852

TIMETABLE STOF

RUNE 5§47 RUG 5, 1955 13:39:36
SAMPLE NAME: COMTROL #1 SAMPLE# 2

FINAL UOL 1ML/56 ALIQUOT

B95734 THRU 39 (SO0VYBERN SEFR> 20 THT
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RUN PARRMETERS

ZERD = 208
ATT 2 = 4
CHT SP = 1.@
AR REJ = 0GQ
THRSH = 3
PK WH = 0.82
RUH # 554 AUG 5, 1995 14:85:18
STHRRT
IF
IF
1.8 <
IF
TIMETRBLE ST0F
RUMH 5t4 : RUG &, 1995 14:85:18
SAMPLE HAME: B.85PPM SPKH SAMPLEY &
FINAL UOL 1MLYSG ALIQUOT
B95,34 THRU 39 <S0YBEAN SEEDY 20l IHJ
HEIGHT %
RT HEIGHT TYPE WIDTH HETIGHT %
1.185% 40259 PU .18 1098 .804980
TOTAL HEIGHT= 4BZ53 ?
MUL FACTOR=1 .00BBE+GO
RUN PRREBMETERS
ZERO = 78
RTT 2% = 4
CHTY sP = 1.9
AR REJ = ©@a@p
THRSH = 3 , :
PE WD = @.82 t
RUN # 555 AUG 5, 1995 14:89:8%
START
IF
iF
mp 1.158
TIMETARLE STOF
RUN# 555 AUG 5, 1995 14:89:01
SAMPLE MAME: @ .85PPM SPK# SAMFLER 6

FINAL ULOL iMLs8G ALIQUOT
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TOTAL HEIGHT= 27393
MWL FACTOR=1 .0000BE+04

RUN PARPMETERS
ZERD = 28

TATT 2% = 4
CHT SP = 1.4@
AR REJ = 6689
THRSH = 3
PE WD = B8.82
RUN # 560 AUG 5, 1995 14:27:22
START

IF

1F

¢
52 e
e 1.15
TIMETABLE STOF —

RUNE 560 AUG 8, 1995 14:27:22
SAMPLE MAME: 8.SPPM SPK#Z SAMPLE# 3
FINAL UOL 18ML/SG ALIQUOT -  °

B95/34 THRU 39 C(SOVRERAN SEEDD 2UL INJ

HEIGHTX : .
RT HEIGRT TYPE WIDTH REIGHT X
1.152 34198 Py LBL? 18 .9B3en

TOTAL HEIGHT= 34138
MUL FACTOR=1 .6000E+DB

RUN PRRAMETERS

ZERQD = 28

ATIT 27 = 4

CHT SP = 1.8

AR REJ = 6@B6

THRSH = 3

PK WO = @.g2

RUN # BSi!¢ ARUG &, 1935 14:31.103

START

Ifr
Ir

b3

v o]
e
foe
-
o
N
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TUTAL HEIGHT=" 32333
MUL FACTOR=1.B0ABE+Q6

RUN PARAMETERS
ZERU = 28

ATT 2% = 4
CHT 5P = 1.8
AR REJ = 6BUG
THRSH = 3
FK WD = 6.82
RUN # 567 AUG 5, 1995 14:53:11
START .

IF

IF

rIF 1.148 <<
TIMETABLE STOF

RUNE  SB7 AUG 5, 1995 14:53:11
SAMPLE MAME: 1PPM SPK#2 SAMPLER 12

FINAL UOL 28ML/S5G ALIQUOT

B95-/34 THRU 39 <SOYBEAN SEED> 2UL INJ

HETGHT % .
RT HEIBHT TYPE WIDTH  HEIGHTX
1.148 22041 PU @18 180 .0BDBG

TOTAL HEIGHT= 3284}
MUL FRCTOR=1.00B8E+00

FLt PARAMETERS

ZERD = 20
RTT 2~ = 4
CHT SP = 1.0
AR REJ = 6000
THRSH = 3
Pln\ [__”j T BEZ T T T s e e T T T T T T T T s e e
RUM # 558 AUG 5, 1995 14:56:48
START '
IF
IF

EIF_ 1.146

TIMETABLE &TOF



SAMPLE NAME: OMS STO SAMP
B.z5 UG/ML

BE95-34 THRU 298 (CORMN FODOER> 2uL IHJ

HEIGHTZ
- RT HEIGHT TYPE WIDTH HEIGHT X
1.174 95558 yuy L8155 1086 .8060006

TOTAL HEIGHT= 9558Q
MUL FRCTOR=1 _BRGEBE+2Q

RUN PARAMETERS

TS
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ZEROD = 20
AYT 27 = 4
CHT SP =~ 1.8
AR REJ = 6808
THRSH = 3
P WD = 9.92
RUN # 371 UL 27, 1995 16:34:23
START
IF
TF .
~ i.178 ==
1F
b
TIMETABLE STOP
RUNE 371 JUL 27, 1985 16134123
SHMPLE NAME: OMS STO SAMFLE# 7
8.25 UG-ML a,,,ﬂx?,' :
5
B95-324 THRU 335 <CORN FOODER> 20L INJ
HETGHT % , :
RT HEIGHT TYPE WIOTH HEIGHT %
1.175 84986 PE  .B14 1@0.00p308

TGTAL HEIGHT= 34386
MUL FACTOR=1 .80006EL+QQ

EUM FRRAMETERS
ZERD = 20
RTT 2% = 4
CHT qp = 1.8

- e - o -
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RUN PRRAMETERS
ZERD = Z9

ATT 2% = 4
CHT SP = 1.8
AR REJ = 50OC
THRSH = 3
P WD = ©.82
RUN 8 361 JUL 27, 1995 15:39:45
START

If

1f

g%1&ﬂ5 =
TIMETABLE STOP

FUNE 361l JUL 27, 1995 15:359:45
SAMPLE MAME: CONTROL #1 SAMPLE# 2

FINAL UL 2ML/SG ALIQUOT

B9E,24 THRU 33 (CORN FODDER) ZUL INJ

HO RUN PEAKS STORED

FUN PARAMETERS

ZER0O = 28
ari z~ = 4
CHT SP = 1.8
AR REJ = 6@RAE
THESH = 3
PK WO = B.@2
) §
RUN # 362 JUL 27, 1995 15:4S:1p
START
IF
iF
- 11 1385
friéh
p
TIMETRABLE STOF
RUNE 362 JUL 27, 1995 1%:45:410
SAMPLE NAME: CONTOL #2 SAMPLE % 3
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RUN PARRMETERS

FERD = 2@
ATT 2~ = 4
CHT SP = 1.9
AR REJ = £008
THRSH = 3
PK WD = 6.92
RUM # 367 JUL 27, 1995 16:42:25
START
IF
1F
IF‘ _‘C:LC-“- l'i?
TIMETABLE STO
]
RUN® 367 JUL 27, 1935 16:12:25
SAMPLE MAME: @.1 SPK#1 SAMPLEH 5
FIMAL UOL 2ZML/SG ALIQUOT
B35/34 THRU 39 (CORM FODDER> 2UL INJ
HEIGHT X
RT HEIGHT TYPE WIOTH HEIGHT 2
1.121 6857 P _BLS 7.12342
1.172 89483 UB  .@l4 S92.97858
TOTAL HEIGHT= 96268
MUL FACTOR=1 .8GBSE+0@ ‘
EUN PARAMETERS )
ZEFD = 20
ATT 2% = 4
CHT SP = 1.@
AR REJ = 608D
THRSH = 3
PK WD = 9.92
RUN # 368 JUL 27, 1995 16,17:57
STRART
IF
iF
T 172

(

)
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R s NS SR T

CHT &P
8RR REJ
THRSH
FK 4O

[ 2N I T
Q.
oo
=

[ Ry L
=
[AS]

RUN # 373 JUL 27, 1995 16:45:17
START

TIMETRELE STOP

RUNE 373 JUL 27, 1935 16145117
SAMPLE NAME: LPPM SPK#1 SAMPLEX 8
FINAL UOL 28ML/5G RLIQUOT

B95-34 THRU 32 (CORH FODGER? 2UL IMJ

s

HEIGHTZ ‘
RT HEIGHT TYPE LWIDTH HEIGHTZ
1.176 97658 PE .Bl4 100 .008868

s

TOTRL HEIGHT= B76ES
MUL FACTOR=1 .30BBE+GQ

RUN PARAMETE

o
[{3)

<ERO = 7@
BTF 2 = 4 !
CHT SP = 1.8
AR REJ = pHBG
THRSH = 3
FK WD = B.82
RUH B 379 JUL 27, 1995 L1615@:45
START

IF

IFr

b‘%’r:t"rx l_l?q

TTMFTARIF GgTNR
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RUN PERAMETERS

ZERG = Za
RTT 2% = 4
CHT sP = 1.8
AR REJ = 68680
THRSH = 3
PK WB = 8.82
UM # 384 Jub 27, 1995 17:23:36
STRRT
Ir
IF =
IF 1.188
T
3
TIMETRBLE STQPR
BUNSR 380 JUL 27, 1998  17:23:3%
SAMFLE NAME: ZPPM SPKHZ SAMPLE# 12
FINARL UOL - 4@MLAS5G RLIGQUOT
B95/34 THRU 29 (CORN FODDERY 2UL INJ
HEIGHT %
RT HEIGHT TYPE WIDTH HEIGHT %
1.188 76587 FB .B13 189 ©Boog
< TOTRL HEIGHT= 76587
MUL FRCTOR=1 .9800E+00
5
RUNM PRRAMETERS
ZERQ = 2@
ATT 2~ = 4
CHT SFP = 1.8
AR REJ = (REY
THRSH = 3
FE WD = g.@2
R # 3281 JUL 27, 1995 17129183
START '
IF
IF .
1.178

{;EF
p=

o
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ZEROD = 28
RTT 2°
CHT &P
AR REJ =
THRSH
FK WD

Hou

B

RUM # 147 JUL 12, 1995 @%:24:13
5TART

7MS

1.165 =" P S (,77"5/
3
TIMETABLE S70
RUNE 147 JUL 12, 1995 @9:24:13 T
SAMPLE NAME: TMS STD SAMPLEH L
@.25 UG/ML 341,,;)‘;
B3I5-34 THRU 39<CORN GRRIN>
HEIGHT% .
RT HEIGHT TYPE WIOTH HEIGHT %
1.165 28432 PB .815 189 .gooep
TOTAL HEIGHT= 28482 &
MUL FRCTOR=1 .QUBQOdE+DR
RUN PRRAMETERS !
ZERD = 2@
ATT 2~ = 3 ‘
CHT SP = 1.8
AR REJ = 6680
THRSH = 3
PK WD = B.82 .
RUN # 143 JUL 12, 1935 ©9:29:43
START ,
IF
1F : T
I -178 %
—

TIMETRBLE &T0

73
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[OTAL HEIGHT= 28482
MUL FRCTOR=1 .0HBAE+3Q

RUH PRARAMETERS

ZERO = 2d
ATT 2° = 3
CHT SP = 1.8
RR REJ = 6880
THRESH = 3
P WO = @.82
FUN 8 149 JUL L2, 19385 B89:29:43
START .

IF

IF -

IH.er

}
TIMETRBLE ST0

RN 148 JUL 12, 1995 89:29:43
SAMPLE HAME: COMTROL#1 SAMPLE#H 2

ZUL IMI/FINAL UOL IML/BG ALIQUOT

B35-34 THRU Z9CCORM GRAIM)

MO RUN PERKS STORED

RUN PRARAMETERS
ZERD = 7@

RTT 2% = 3 i
CHT SP = 1.8

AR REJ = B8B83

THRSH = 3

PR WD = 8.82

RUM # 149 JUl. 12, 1995 B8:135:12

STHRT

T R s B e AT

L e T
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BEL- 34 THRU 3ICLORN GRAIN,

HEIGHTX

RT HEIGHT TYPE WIDTH HEIGHT X
1.164 25818 U .816 14808 .988089

TITAL HEIGHT= 25518
MUL FRCTOR=1 .G8B9E+60

RUN PRRAMETERS
ZERD = 20

ATT 2% = 3
EHT SP = 1.
AR REJ = c@@a
THRESH = 3
P W0 = g _&az
RIUM # 184 JUL 12, 1995 18:@2:3%
STARET
IF
IF . :
e 1.164 <
IF
TIMETRBLE STQ
RUME 154 JUL 12, 1995 1B:82:31
SAMPLE NAME: @.@5PPM SPKL SAMPLE# 5

ZUL INJ/ FINBL UOL iML. SG BLIDUGT

B9%-34 THRU Z9<CORN GRAIWY

HELIGHT & t

RT HEIGHT TYPE WIOTH HEIGHTZ
1.1e4 23776 Uy 215 189 .60680

TOTAL HEIGHT= 23778
MBL FRACTOR=1 .BBBGE+0B

FEUN FARAMETERS
ZERD = Z@

RTT 2* = 3
CHT SP = 1.@m
AR REJ = 5383
THRSH = 3

PK WD = @.82

15
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FUM PRARAMETERS

ZERD = 20
ATT 2% = 3.
CHY SP = 1.8
AR REJ = 6008
THRSH = 3
PK WO = @.82
RUN # 161 JUL 12, 1995 1@:41:13
START
Ir
L IF :
Sg &
ppe 1.183
1
[
TIMETABLE STOP
RUN# 161 JUL 12, 1995 19:41:93
SAMPLE MAME: ©.1SPK1. SAMPLE# 8

ZUL INJes FINAL UOLZML. 56 ALIQUAT,

B25-34 THRU 3Z9C¢CORN GRAIND

HEIGHT#
RY HEIGHT TYPE WIOTH HEIGHTX
1.163 23813 PU -4le 186 92808

TOTAL HEIGHT= 23813
MUL FACTOR=1 .8@RBE+30

RUN PARAMETERS
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TOTAL HEIGHT= 158798
MUL FRACTOR=1 ,BG4BE+80

RUM PRRAMETERS

ZERQ = 2@
ATT 2~ = &
CHT SP = 1.0
AR REJ = 2008
THRSH = 3
PK WO = 9.96
RUN # 1217  AUG 29, 1995 1@:54:38
START
F
17 4_1 l.148

TIMETABLE STDJ

Storing processed pesks to A:014398EF .FRO

RUNE 1217 AUG 29, 1995 15:54138
SAMFLE NAME: @.25UG/ML SAMPLE# 1
DHS.STD - ‘

PERK FILE : R:01439BEF .PRO

BS5/34-39- (PECANS? ZUL INJ

HEIGHTZ
RT HEIGHT TYPE WIDTH HEIGHTX
1.813 B814 BB .15 6.73381
7ms 1.148 118483 42] .B22 91 .254p2°
1.z52 2534 BB .BigB 1.85297

TOTAL HEIGHT= 129751
MUL FRCTDR=1 .00BGEC+@R

*

RUN FARAMETERS

ZERD = 28

ATT 2~ = §

CHT 5P = 1 .@

AR REJ = 2890

THRSH = 3

FK WO = 9.86

RUN # 1218 AG 29, 1935  (@:59:49
STARY

ﬁw IF
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RUN PRRAMETERS

ZERD = 208
ATT 2~ = 5
CHT SP = 1.8
AR REJ = 2088
THRSH = 3
PK WD = 8.86
RUN & 1271 AUG 29, 1895 11:15:¢13
START

1F

L
A -~

|

TIMETRBLE STO!

Storing processed peaks to B:014390C2.PRO
RUH# 1221 AUG 29, 1995 11:15:13

SAMPLE NAME: CONTROL#2 SRMPLEY 3
FINAL UDL 1ML/SG ALIQUOT

PEAK FILE : A:01439D0C2 .PRO
B95/,34-39 (PECANSY 2UL INJ

HEIGHTX

RT  HEIGHT TYPE UIDTH  HEIGHTX
1.888 1811 PR .B17  66.63373
1.250 2913 BU .83l  19.18214

1.7585 2184  PU 162 14.18412 «

TOTAL HEIGHT= {G1BS
MUL FRCTOR=1 .00BRL+68

RUN PRRAMETERS

ZERD = 28

ATT 2~ = %

CHYT 3P = 1.8

AR REJ = 2088

THRSH = 3

PK WD = B6.85

RUN 8 1222 RUG Z9, 1995 11.28:24
START

TIMETABLE STD!f * j%
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RUN PRRAMETERS
ZERD = 2B

ATT 2~ = §
CHT 5P = 1.8
AR REJ = 2080
THRSH = 3
PR WD = B.86
RUN # 1232 AUG 29, 1939% 12:34:18
START .
) IF
1 17 1.139
1T —————e

TIMETABLE STO!

Storing processed peaks ta R:0143RB45 .PRO
RUNB 1232 AUG 29, 1995 12:24:18

SAMFLE NRME: B .@5PPM SPK#/f SAMPLEY 5
FINAL UOL IML/GG RLIQUQOT

PERK FILE « R:(143B948 PRQO

BYS/34-39 (PECANSY 2UL INJ .
HEIGHT
RT HEIGHT TYPE WIDTH HEIGHT X
1.910 12187 PP .Bz@ 7.97368 .
1.888 9148 PP .B14 6.81961
_1.13% 127817 PB  .821 83.65354

1.251 3573 PR 823 Z2.35318

TOTAL HEIGHT= 151837
MUL FRCTOR=1 BREQJC+6A

RUN PRRRMETERS
ZERO = 20

RTT 2% = 5
CHT SP = 1.8

RR REJ = 2000

THREH = 3

PK UD = 8.86

RUN & 1233 °  AUBG 29, 1895 12:39:39 - -
START :

<

1.139

i
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RUN PRRRMEYERS

S ZERD = 20
ATT 2~ = &
CHT 8P = 1.8
AR REJ = 20080
THRSH = 3
PK WD = 0.06
RUN # 1239 AUG 29, 1995 13:11:46
START
If
[T”1.248 1,137 <~
L e Y et

TINETRBLE STD!

Storing processed peaks to R:Q143B913.PRO
RUN# 1239 HUBG 29, 199% 13:11:46

SAMPLE HAME: @ . 1PPM SPKH#L SAMPLESR. 8
FINAL UOL 2ML~/8G RLIQUOT

CPERK FILE ¢+ A:Q143BY%13.PRD

BS5~/34-39 (PECANS> Zul INJ .
HEIGHT%
RT HEIGHT TYPE WIOTH  HEIGHTX
1.137 128306 PB .822  97.70829 .
1.244 3197 BB .813  2.29171

TOTAL HEIGHT= 139583
MUL fACTOR=1 .Q08BE+DY

RUN PRARAMETERS

ZERQ = 2B

RTT 2% = 5

CHT 5P = 1.2

AR REJ = Z@@g

THRSH = 3

P WR = §.88

RN # 1240 RUG 29, 1995 13:17:86
START

1.138

m

TIMETABLE STD!

?)’b
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1.165 118459 PR .8z2a 13.91858

1 .653 1947065 B 543 49 _SBZ77
2.287 1251 PP .334 49744

TOTRL HEIGHT= 251569
MUL FRCTOR=1 .@g@@E+QE

RUH PRRAMETERS
ZERD = Z2d

ARTT 2~ = §
CHT SP = 1.@
AR REJ = 28408
THRSH = 3
PK WD = @.8%
¥
RUN # 1875 AUG 13, 1995 12:9D:50
START
IF
F"ﬁi%ﬁsf%’ . 1.163 5
- R 1 .5851
F 2.2683

TIMETRBLE STOP ‘

Storing processed peaks to A:013659GE3.PRO

RUNE 1875 AUG 19, 1995 13:40:58
SAMPLE MRAME: 8.25UB/ML SAMPLES 7
DMS STD _
PEAK FILE + A+013698E3.PRO

B35,34~33 <(DRANBES) 2UL INJ

HEIGHT %
RY HEIGHT TYPE WIDTH HEIGHT %
1.417 15868 PU  .Bi7 6.15388
TMS 1 .163 118768  uy .B21  48.55382
1.245 7 13158  Ug .82 5.37987
1.851 95244 PR 827 39.3488%
2.203 1377  pp .852 56233

TOTRL HEIGHT= 244615
MUL FACTOR=1 .GGREE+6H

RUN PRRAMETERS
“2ERD = 7@
JRTT 2~ = g
"CHY 8P = 1.8
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RUN # 1864 AUG 19, 1995 17:36:49
STARIT
iF
BES .  e—
ﬁjé?é
fﬁ;.zxq

TIMETRBLE ST0P

S5toring processed peasks to R:Q13661D9.PRD

RUNE 1069 BUG 13, 1995 1z:36:4@

SAMPLE HAME: CONTEOL#L SRMPLES 2
FINAL UOLIML/5G ALIQUOT :

PEFRK FILE : R:01368103.PRO

B95,/34~39 (ORANGESY 2UL IHJ

HEIGHT %
RY HEIGHT TYPE WIDTH  HEIGHTZ
.BBE 2853 BU 142 1 .6520%
1.123 16183 WU 816 11 .37339
1.251 13339 WU @21 , 9.:36537
1.668 169864 PE  .@5Z  76.5743@
2.214 1474 WP B39 1 .@349@
TOTAL HEIGHT= 142429
MUL FACTOR=1.36GGE+6G
RUN PARAMETERS
ZERC = 2D
ATT 2" = & .
CHT SF = 1.6
AR REJ = 2809
THRSH = 3
PE LD = ©.64
RUN # 1865 AUG 19, 1935 12:42:32

STHRY

TIMETABLE 5T0P

1. 668

1 . €65

Ko
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TOTRL HEIGHT= 139984
MUL FACTOR=1 .600OBE+gH

RUN PARAMETERS
ZERU = 2@

ATT 2" = g

CHT 5P = 1.8

AR REJ = 26ipB

THRSH = 3

FE WD = @.B4

RUN # 1871 RUG 19, 1998 13:17:42
STHRT

TIMETRBLE STOP

S3toring processed peaks ta H:Ql&ﬁﬁB#F.PRD

RUNE 1871 AUG 19, 1995 13::7:82
SHMPLE NRAME: B.@SPPM SPEH SAMPLE# 5

FIMAL UDL IML/SG ALIQUOT
PESK FILE : A:Ql368B4F .PRO
B35.34-39 (ORANBES> ZUL INJ

HEIGHT % :
TYPE  WIDTH HEIGHT %

RT HEIGHT
.731 2233 UP 135 81656
1.168 183488 BU @21 42.32862"
1.258 5494  UB  .B2yt 3.47698
1.656 128826 BB @56 52.7577@
2.z@3 1271 BU  .B4S .52827

TOTAL HEIGHT= 244298
MUL FHCTOR=1 .BOOBE+0p

RUN PARAMETERS
ZERD = 20
RTT 2% = 5
CHT SF = 1@
AR REJ = zooe
THRSH = 3

PE UD = 5 a4

%
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MUL FACTOR=1 .60BGE+aH

RUM PHRAMETERS
CEROD = 278

RTT 2~ = g
CHT SP = 1.6

AR REJ = 2880

THRSH = 3

PK LD = .84

RUN # 1891 RUG 19, 1995 14:57:23
START

1.645
TIMETRBLE $T1op

Storing prcceésed peaks to AsQLIIER204.FRO
RUNE 1a51 AUG 15, 1395 14:57:2%

SAMPLE NAME: B.5PPM SPK#1: SRMPLE ¥ S
FINAL UDL 18ML/56 RLIQUOT ‘

PEAK FILE + A:Q136A204.PRU

BI5/34-39 CORRNGESD 2UL INJ

HEIGHT %
RT HEIGHT TYPE WIDTH HEIBHT Y
537 1896  BP 118  .7s93g
1.112 13316  PU @17 5.61418
1.156 7523 UU 823 31 _e71en
1.235 -fzgﬁg““ WU @23 4 .Beosg
1.645 135189 gp 122 56.99729
TOTAL HEIGHT= 237185
MUL FACTOR=1 .BBUGE+@E
RUN PHRAMETERS
ZERO = 2@
ATT 2~ = &
CHT SP = 1.8
AR REJ = 2843
THRSH = 3
PK WD = 5.p4
RUN # 1692 AUG 19, 1395 15:8]1:2%
STARY

R&E , 5
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M RUNH PEAKS BTORED

RUN PRRAMETERS
ZERD = 2@
ATT 2~ = 5
CHT SP = 1 .g
AR REJ = 2088
THRSH = 3

PK LD = @.54

*# EDIT SEQ

= ALS INFURMATIOH
EQUILIBRATION TIME DELAY
METHOD FILE SPECIFICATION
SAMPLE INFORMBTION TAELE

oy

o N
»

SECTION TD BE EQITED: 1
RLS IHFORMATION
INET SAMPLER CONTROL C¥#+/ H1:
TEV38 SRAMPLER:
LOOP RODRESS: @

FRONT INJECTGR

INJ/BOTTLE 2 --> @
FIRST BOTTLE ?--» 1z @
LAST BOTTLE 13 --5 BREAK
* SEQ  START
RUN & 1@99 AUB 19, 1935  15.27:39

START

TIMETRBLE J}DP

Storing processed peaks to A:Q1ZE6RSEC .PRO

RUME 1599 RUG 19, 1595 15:27:39
SAMPLE HAME: (PPHM SPK#2 " SAMPLES# 12

FINAL VOL 28ML/5G ALIQUOT
PERK FILE : A:Q136ASEC .PRO

B35/34-39 (URANGES) 2UL INJ

HEIGHT 2
RT HEIGHT TYPE WIDTH HEIGHT %
1.85% 16913 PU .81a 7 .E9164
L.g9¢g 62111 Uy .823 28 .236R3
1,175 14877 up .8ig §.39962
1.586 126859 pPB .B5% 57 .6721@a

T A iR IR T AT



